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for a half hour at a red heat with a Bunsen burner. The melt is dissolved in water; the iron is filtered out and washed with water. It is ignited; weighed; and the weight is deducted. The nitrate and washings are treated with 2 grams of tar-taric acid; are acidulated very slightly with sulphuric acid; and the molybdenum is separated with H2S. The MoSs is ignited to oxide, and the weight of the oxide is deducted from the weight of W03 + Mo03. The remainder is multiplied by 79.31 and divided by the weight taken for analysis to obtain the percentage of tungsten. See the directions for the precipitation of molybdenum as sulphide, given below.
As molybdic oxide sublimes at a bright red heat, hence the repeated caution not to ignite either it or the sulphide above the faintest suggestion of redness. A slight white fume rising in the crucible when heating the oxide at redness indicates loss of the latter. The Mo03 found with the. tungstic oxide is calculated to Mo multiplying by 0.6666. This amount is added to twice the weight of Mo, in parts of a gram, found in the second 250 c.c. portion. The total is multiplied by 100 and divided by 2 to obtain the total per cent of molybdenum in the two gram sample.
The principal part of the molybdenum, obtained in the second half of the divided filtrate, is separated as follows: Add ammonia to it until a precipitate forms that no longer dissolves on stirring. Add i : 3 sulphuric acid until this precipitate just dissolves. Then saturate the nearly neutral solution with hydrogen sulphide, and obtain the molybdenum in this half of the divided filtrate. If the solution containing the molybdenum is too nearly neutral, Hi>S causes only a deep red coloration in it; if the solution is too acid, the passage of the hydrogen sulphide results in a partial precipitation of the molybdenum together with a blue coloration. From the red solution the molybdenum is easily precipitated by a very slight addition of acid. Add the latter cautiously, a e.c. or two at a time, until the molybdenum begins to settle rapidly. Then pass H2S a little while longer. If the HoS has been passed through too acid a solution of molybdenum, with the resulting partial precipitation giving a blue